Source of material w-Chloroperbenzoic acid (18.2 g, 79 mmol, 70 % in water) was dissolved in methanol (40 ml) and then slowly added at 281 K -283 K to a stirred solution of 2-ieri-butyl-5-methyl-4//-1,3-dioxin (11.25 g, 72 mmol) in 20 ml of methanol. After complete addition, the solution was allowed to warm up to room temperature, stirred for further 6 h, and then neutralized with a saturated K2CO3 solution. The aqueous solution was extracted three times with dichloromethane (20 ml), and the combined extracts were dried (MgSCU). After filtration and evaporation of the solvent, the crude diastereomeric mixture was separated by fractionated distillation in vacuo to give a colourless oil. It crystallized on standing for 12 h at room temperature. Yield: 12.3 g (60.0 mmol, 76%, 75:15:15), mp 343 K -345 K.
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Experimental details
The relatively low ratio of observed numbers of reflections to parameters is due to many unobserved reflections at high 0 values and high k indices.
Discussion
The crystal structure was determined to establish the relative configuration of the title compound. The title compound is a minor diastereomer obtained by oxidation of 2-feri-butyl-5-methyl-4H-1,3-dioxin with m-chloroperbenzoic acid in methanol [1, 2] . 
